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FZ [ FO ) WIBI7E A2 KRG 250 ¢ - L' IR S FLIAE A ML 25 R M 1 5% B B s B
B {973 VR S 2 PTRARIR, N — IR e (PSA) STARAEBOHESH A5 L FRROM (538 — eRIBE R R . [ 2 A4
Y DHEZG Ik 666. 67 g + b > (LAATRURAM ) N MR 2E A SoHE 25 I - e (A 7 52101 6. 35 ~
8.75 d. G251 ik Jy 333. 33 ~666. 67 g - him I, HEZ5/5 60 d MLMARE RS E A SR 25 I 1L 1 i e 4 o A it
I 0.020 6 mg - kg™, B AT 250 @ - L™ I ek SIS FLINIT L 16250 0K 15 T 666. 67 & « hn > 25 1 %K,
2 AWl N 35 d.
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Determination of residual dynamics and final residues of pyraclostrobin
in the ginseng root, stem, leaf and soil by HPLC-MS/MS

WANG Yan', WANG Chunwei', GAO Jie', XU Yuncheng', CUI Lili’
(1 College of Agronomy, Jilin Agricultural University, Changchun 130118, China;
2 Institute of Special Wild Economic Animal and Plant Science, Chinese Academy of
Agricultural Sciences, Changchun 130118, China)

Abstract ; [ Objective ] To identify the residual dynamics and final residues of pyraclostrobin 250 g « L™'
EC in the ginseng root, stem, leaf and soil after spraying during the ginseng growth period. [ Method ]
The samples were extracted with acetone, cleaned up with primary secondary amine ( PSA) solid phase
extraction cartridge, and determined by high performance liquid chromatography coupled with electros-
pray mass spectrometry ( HPLC-MS/MS). [ Result and conclusion ] The half lives of pyraclostrobin were
from 6. 35 to 8. 75 d in the ginseng root, stem, leaf and soil with a spraying dosage of 666.67 g + hm *.
Final residues of pyraclostrobin in the ginseng root, stem, leaf and soil were below 0.020 6 mg + kg ™'
over 60 d at a spraying dosage ranging from 333. 33 to 666. 67 g + hm . It is recommended that the pre-
harvest interval of pyraclostrobin 250 g + L™' EC should be set 35 d and sprayed one time at the dosage of
no more than 666. 67 g + hm .
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5535 &

NH PR B 1 T ( Pyraclostrobin ) 2 N-[ 2-[ 1-(4 — &,
REL)-TH - nipmg -3 — FEAU R ] ORJE ] (N - T4
HE) G R VS, 43 F K € Hig CIN;O,M, g i
T 2% AL 300 490 ) A i R 22 2k K
T A 2 550, HL A B ML 2 3 2ok BEL Ok 40 i €2 % b A
el ] H 328 T 410 T SR A 0 R IR, fil i AR
ANRE 7 A R0 B R A0 A O A B A R RE &
(ATP) , Fe X P sET=" . H Ak ek w2
ZIHT 100 ZFEY) L, TG R I6 B - RE R A
AT T4 51 B 240 R 0 1 2 B T Ak e
IEAESR MM BE TR 2 T T B A NS BB A2

A R T N 2 v ik e Pk R TG 1) ke B B, DR B
NS A 7= a4, BF9E NS v ik i ik 7 TG 1) ik
FE hAs e ik BR i 5 AT H A S ks P R 75 ) A
J7 ik AT M R AR T A
WORA T — ERIBE IR AR B O 3
FAE IR PG AR CH U it e B A I A
3 (ER YRR (33 — IS 0 T L ok
BRTE NS T3 b 1) 5% B h 78 S e A 5k i i, /LA
HMEEILARGE. AR N T AS R 2K i K g
MG A P T T 11 1 2800 AHT 5385 — B IO BT A 7y i
FHAFFE T 250 g + L™ tkmse ok pT i 2L i /6 A S AR (25
P 0 3 v 1 i 20 25 B B 2 B B e, Ry R I b e
Tk R TIR TE N 2 HP 9 e R ik B BIR B A i 1 e S 2t 3
WSH MM B EETE N2 B4 A B T R
R

1 MRS

1.1 Ie s # =

BRAEY .4 B4 N2 Panax ginseng C. A. Mey-
er, AR R ED o 5 i A« 7 PRAE PR B O S A
PRI 2T K20l NS .

R R B (X gk 2h) s R (o3 b
4li) ;7K GB/T 6682 Bl i) —2% 7K ;250 g - L™k
A P T P 7L oty el 2 307 5 (e ) A BR 2 ) ) 5 bt
Tk T AR i (1R AR e s Eoboly) L 2 (w)
4 99.5%.

API 4000 %1 Ef Ik = o DU AT B354 (S 1E Ap-
plied Biosystems 7y ] ) ; Agilent 1200 E380& AH (2135 1X
(£ Agilent 2 7)) ; Kromasil Eternity-5-C,q {81 £
(40 AKZO NOBEL /5 ) s PSA [ 4 2 BUAE (500
mg + 6 mL™", 2% [E Supelco 23] 5 B L HL (10 000
r+ min~', 2 [E Beckman coulter 23 W) ; ¥ W 1R &) #8
(15 E IKA /N F)) ; Mettler PL1500-s Hi & F (0. 01
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g) s LHZUBFHL(20 000 v - min ') 5 0.22 pm JEMEAE.
1.2 REH*
1.2.1 s &Re s m ) a2y
25 IR 2 AR 3 RE A /N IR 15 m”. il
255k Ny 666. 67 g+ hm i 255 O (7EMEZG)5 2 h
ZWN)1.3.7.14.21 .28 Fi1 35 d 43 jREANS R
25 R SRR A, BN XHERE RIS R, A
AR AETREE N 0 ~ 10 em, PU43k B FE. R UR A28
FERL ARICIE T 20 CAMF P IRAEREm .
1.2.2 &R GRE WK 2 M2k L,
G314 333. 33 1 666. 67 g + hm ™, BEA 2575 (14t
HRUNIX, A E A2 3 IR Rt 2l /5 21 .28 35 F160 d
KAENSAHL 28 R LSRR i, TS RE SR A TR
0 ~15 em, KR ER]1.2. 1.
1.2.3  Hpm Rk T ASHAE A
Fr PRI - 20 C VR VR ORAF I B NS ML 25 A
100 g, MU FHAL LU D URRE ARy B R4S 48 ) 1) i
ANSAHRFEG A, BT 50 CHMAT 2 ho et T,
#H-

PR IS ¢ ANSHR 25 i I ST NSRS
T 50 mL B0, DA B 20 mL, #REIE 2] 1 min
J5 8000 r + min By S min, B IR, A O
B 20 mL N, R AR L O, A0 BT 35 °C
Tz R T  IMA VIR VIR ZE) =3:1 1)
VWS mL VAR, L.

10 mL V(ZJiF) : VOIFZE) =301 FR
U PSA [EARAS IR, S50 W 4 5 mL 355 i (B0 A
PSA [EAHZECRE A, AT 20 mL V(Z ) VIR AR) =
3¢ AT BGHA T UR B W B A A DR B T O, T
35 CoRIE IS 2 T NGl P e A &
1 mL, 22 0.22 pm JEAEE RS L LC-MS/MS ilj & .
1.2.4 @&igAe it  Bi%H  Kromasil Eternity-
5-Cg,2. 1 mm x 150 mm; ¥ {5 & 40 C; gEkE & 10
pLs B VOZHE) vV (k) V (FER) = 90. 00:
9.99:0.01; i 4 :250 L - min~". B 55 K HL B 55
B IR CESD) 5 TR 5474 5 A6 I 05 200 22 BOnz s 5
HIMEZ5 LR S5 500 V5546 U F) 0 0. 483 MPa; (i
S EF12M 0. 138 MPa; BB in#S &1 4 0. 379 MPa;
BT EE D 725 °C 5 mne Bk TR 15 7 R S 1 (m/2)
S 388.0/194.0; E B T (m/z) 5 388.0/194.0,
388.0/163. 0; ZFEHLIE ]y 6 V5 il fi T RE = 19 FI
29 eV.
1.2.5  ARof w2 PF MEDR R ECIT s Pk TR 75 A o
ai 10. 0 mg, & 100 mL 725, FH 9 R 5 i , O
SEA B L T U R R 100 g - mL ™ R



B3 E M AR G - SETHEE TSR R R E A SR ZE RS AR B S R SR T

it i, FH NS 25 1 58 00 v 0 Bk L 4%, Bic il 0. 001
0.005.0.01.,0.05.0.10,0.50 .1.00 pg - mL™" 7 I~ &
FUFRUETA . VATt e 8 g R A s, DA g T AR 0 Al
FRez il brfe ph 2, ey [0 9 5 F.

1.2.6 HmekFXE BESAMBXASR,
25 R MR ST I mLSOR A iR 3 AR
TR, 3 5 S in ot &t e B2 4 0..01,0.02 F1 0. 20
mg - kg~ AUBREA IR, BRI A B & 2 10 44T
AL AN BE T3  in TR Ae 28 R XA o e 2.

2 #ERSHMH

2.1 ZMESEEANKG R

N R BT TSE ZE 0. 001 ~ 1. 00 g - mL ™' ik i
J A, R B S B R AP RPE DGR L Ty
TRy =1.74x10" x +6.84 x 10°, fH L &% r =
0.997 3. 7E FiF B8 WAL A% &0 T, DL 3 5 F M Lk
(S/N =3) 3154 H FR (LOD) , bk mae Fik 727 755 ) At B
>4 0.001 mg - kgfl.
2.2 HRmEYKRKE

AR T AT Dbk A K T TR AE S 0 B A Ak
0.01 ~0.20 mg - kg ™', ASH 25 K 45 i [l
ZEE 43 N 87.2% ~89.7% .85.8% ~89.5% .
87.6% ~94.8% F1 88.0% ~ 91.3% , #H XJ 5 U s 22
A3k 7.49% ~9.39% 5.32% ~7.54% \5.97% ~
8.75% 1 6.30% ~ 8. 05% . 13 BH % J7 125 % bk nae ik 1
BB R4 4 2 8RR R FE i 2 3 /7
P DTHR R T EE K.

®1 WEEBEEEASR.ZMRIERHEKRE"
Tab.1 The recovery of pyraclostrobin in the ginseng root,

stem, leaf and soil

e MR, S ER/ AE X7
" (mg - kg™") % 2/ %
N i 0.01 89.7 9.39
0.02 87.2 7.49
0.20 88.4 8. 64
NS 0.01 88.1 7.54
0.02 85.8 6.47
0.20 89.5 5.32
ANzt 0.01 94.8 8.75
0.02 87.6 7.75
0.20 91.2 5.97
145 0.01 91.3 7.30
0.02 89.0 8.05
0.20 88.0 6.30

1) X B23% 2 10 AP AT H A

2.3 ZBEHERAE

ML ik TR R AE NS AR 2R i R IR T A SR
R B R S B G — RN 1 G, =
Coe ™" Frp C, SAyrit 24 ) (IR ) Sy o S A4 24 I
8 Co R 2 I W R AR DURR I 5 b Oy 6 A o R H
B NHEZ JE R IHE]. frte] SR R i 0, =
In2 - k™' R 2 IR 3 Al ML B TR AR A SR
25 AR R I R 6.35 ~8.75 d. H
T4 01250 g - LK e ik A P LI 7R B R
T NS B B A 5 043 501 7. 67 T 94d.

x2 MMBERERZASR.EZMNIERHZEHS
Tab.2 Residual dynamics of pyraclostrobin in the ginseng root, stem, leaf and soil of Ji’ an City
R B m R
N > 5 2 N Y N
e (jj: S, TR (jj S, TR (j:fai [, (éfﬂi )
0 0.100 7 0.416 7 0.736 1 0.054 2
1 0.137 5 0.388 9 6.67 0.583 3 20.75 0.036 1 33.37
3 0.093 1 32.32 0.301 0 27.77 0.402 8 45.28 0.029 2 46.19
7 0.056 9 58.59 0.166 7 60. 00 0.216 7 70.57 0.0153 71.81
14 0.033 3 75.76 0.108 3 74.00 0.123 6 83.21 0.010 7 80.27
21 0.0250 81.82 0.030 6 92.67 0.084 7 88.49 0.006 4 88.21
28 0.017 5 87.27 0.018 1 95.67 0.056 9 92.26 0.003 9 92.82
35 0.010 4 92.42 0.010 6 97.47 0.0250 96. 60 0.002 9 94.62
ey A C,=0.124 8¢ "™ C, =0.406 0e 1" C,=0.554 0e """ C,=0.037 4e *7°¥
A 25 0.956 5 0.987 5 0.968 3 0.957 7
i/ d 8.36 6.35 7.81 8.75
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Tab.3 Residual dynamics of pyraclostrobin in the ginseng root, stem, leaf and soil of Fusong County
i £ nt + 4%
> By L SJJE F»JJE SJJE
ol PRV s PO s PNV TN s
0 0.1319 0.583 3 0.930 6 0.1319
1 0.180 6 0.5278 9.52 0.666 7 28.36 0.091 7 30.50
3 0.162 5 10. 02 0.437 5 25.00 0.430 6 53.73 0.029 2 77.89
7 0.098 6 45.40 0.319 4 45.23 0.355 6 61.79 0.023 6 82.10
14 0.061 1 66.16 0.163 9 71.90 0.263 9 71. 64 0.019 4 85.26
21 0.043 1 76. 16 0.072 2 87.62 0.152 8 83.58 0.012 5 90. 52
28 0.022 2 87.70 0.045 8 92. 14 0.084 7 90.90 0.009 3 92.94
35 0.008 1 95.54 0.031 4 94. 62 0.038 9 95.82 0.003 6 97.26
Ty e C,=0.181 le > €, =0.562 6e 7" C,=0.724 1e > €, =0.069 9¢ 2
P EY 4 0.963 0 0.991 0 0.972 9 0.866 9
L/ d 8.61 7.93 8.69 8.36
F4 MEBRERETASRINEEDNS mg + kg™t NZZE A B R AR K AR L
Tab.4 Residual dynamics of pyraclostrobin in dried gin- BT B Hi AT BE lﬁ%\/n%( %5 ) ZH . }ffﬁ—é’j bl
seng root o 666.67 g « hm~ H{l‘,ﬁ@%}ﬁ 60 d MH; Mk ik B S AE
S Tk NS ZE 4 8 b 0y 5% B i 430 Oy 0.0021
b/ IR g, PR g, 0.0206.0.0183 F110.0058 mg + kg5 15 i 247 it Yy
(mg - kg ) - kg ) 333.33 g - hm 0, B2 60 d MLEEE RS 7E A S
0 0389 0.4722 B2 R SRR AR B A4 0.002 5.0, 013 2,
1 0.486 4 0.583 3
3 0.3889  20.05  0.5564  4.61 0.016 7 mg - kg™ FIA Ay th.
7 0.1713 64.79 0.3056  47.62 *5 MMBEEEASR. Z MM ERYRELBEY
14 0.098 6 79.73 0.194 4 66. 66 Tab.5 Final residues of pyraclostrobin in the ginseng root,
21 0.081 9 83.15 0.1222 79.05 stem, leaf and soil
e
(g+hm™) AR ABE AB0 1
60 0.0132  97.29  0.0121  97.93 BN 666.67 21 0.0250 0.0306 0.0847 0.0064
28 0.0175 0.0181 0.0569 0.0039
Wi G, =0.447 007G =0.664 1e MY 35 0.0104 0.0106 0.0250 0.0029
*H%gﬁ 0-9639 0. 986 2 60 0.0053 RfH 0.0044 0.0022
lgril/d 7.67 7.94
333.33 21 0.0124 0.0136 0.0494 0.0049
250 ¢ « L~ MMk B RS SLINIG 25 5 60 d 7E 822 I 28 0.0078 0.0106 0.0361 0.0036
FAT A S G B 28 5% B EE 49 1k 0,013 2 Fl 35 0.0024 0.0064 0.0118 0.0021
0.012 1 mg - kg ', BEWIILFse MBS, I8 F 5 We W00 kR Rk
KB (1, <30 d). HmE  666.67 21 0.0431 0.0722 0.1528 0.0125
2.4 BHEBEHR 28 0.022 0.0458 0.0847 0.0093
AR T T 1 i 2T B A 2 B (5 5 ) 35 0.0081 0.0314 0.0389 0.0036
AR RG2S 6. 67 & - hn > i Z5)5 60 d 1t 60 0.0021 0.0206 0.0183 0.0058
TR S 72 )2 AR I i Mt 0 9% B3 R4 5 333.33 21 0.022 0.0275 0.0689 0.0076
0.005 3.0.004 4 F10.002 2 mg - ke~ £ A5 25tk 28 0.0108 0.0215 0.0500 0.0050
*Aﬂjﬁ‘w‘j S I == 35 0.0063 0.0161 0.0247 0.0039
- M. TEZY Ry 333. 33 & - hin 0, M2 /5 60 0.0025 0.0132 0.0167 K

60 d it s ik 7 T B 7R N S AR P Bk B i O 0.002 5
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HRI T A DT R R TR 7E NS AR 25 R L3P A R B

ASAS MR T3

2, UiEZ MR AR, £
i L% Mg %‘Si‘? fi?ﬂﬂ/‘{w iR S e AR BH T, R0
SR ERA LS REBUE. G000 i 73 o7 ik S
AR A D R BEH S %, SR AT AR 8% ). HPLC-
MS/MS J2 A5 3% A Sy 4 0 5 B, 46 v RO €43
(HPLC) B2 B BE )55 Jotil (MS) B9 i R A
VPR T — IR & rom ik, BAT REUEZ & 3%
PESR PP FI0 . AT AR 6 NS 2L Y
Rt X SIS A D BRIEAT T AL, ST T
NS ZE M R 38 v bt i g 17 75 140 B0RH (9,385 — R
YR S 5k P A6 DN 75125 1207 VR WOORG % BE L R AU | [l
W AR ST TR A 24 5 B AG DN 5K, ELER A 1
PRAE , BET A A 7™ F X ALk I T 1 15 3 P A 0 R 1Y
BB IR 45 R AR, e B TR R AR N SR 2K
M R ) R AR B 6,35 ~ 8,75 d, 3 Y]
B, N Dy VA (1, <30 d) . I i R il 5 L e
T TR TR 7E S P ) R B B R AR . 52K Chp
// www. pmra-arla. ge. ca/english/legis/maxres-e. ht-
ml) WL A TR TR 7 N2 PR R R B R
0.40 mg - kg™, EX ¥ (http: // ec. europa. eu/food/
plant/ protection/ pesticide/index_en. htm ) F1# [ ( ht-
tp: // www. kfda. go. kr/cgi-bin/t4. cgi/eng/english _
12. taf) AL AL MR A G PR 7E NS TP B RBR BE PR (EL 2y
B2k 0.05 F112.00 mg - kg™ F [E B AL ik A i
TEZEERHE R B3¢ BN B, Sh 48 38 S 2R Y
JI T 7 R 7 46 b 1) B R B 7 B 1L 23 0l Ay
0.50.5.00.0.50,0.50,0.02.,0.50,0.50.0.50,2. 00
F0.02 mg - kg "M S HRLL F AR R S AR I
R BB, e NS A T FE 250 ¢ - L7 mk
ik T TR LIS 24 750 B AS R T 666. 67 g + hm ™2 it
25 1R, E AR 35 d.
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